Convenient access to meso benzylic bis-alkynes
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Experimental Data
1,2-bis-(Prop-2-yn-1-ol)benzene (1a & 1b)
Ethynylmagnesium bromide solution (0.5 M in THF, 66 mL, 32.80 mmol) was added to a solution of o-phthalaldehyde (2.00 g, 14.93 mmol) in THF (75 mL). The mixture was heated to reflux with stirring for 3 h, and allowed to cool to room temperature. The reaction was quenched with saturated aqueous NH 4 Cl (300 mL) and extracted with Et 2 O (3 x 30 mL). The organic layers were combined and dried over MgSO 4 , filtered, and the solvents removed under reduced pressure. The crude product was purified using column chromatography, eluting with EtOAc/petroleum ether (1:1) and using a vanillin dip to visualize the spots on TLC. A mixture of diastereoisomers was isolated as a yellow oil (2.47 g, 89%). The HNMR spectrum showed a mixture of isomers in a ratio of 2.1:1. The meso isomer was precipitated from the product mixture using CH 2 Cl 2 /petroleum ether, and was separated by filtration of the crystalline meso isomer and washing with petroleum ether. The (±)-isomer remained in the filtrate. Several precipitations were required to achieve almost complete separation.
For meso-(1S,1'R)-1,2-bis-(prop-2-yn-1-ol)benzene 1a:
Large colourless crystals (1.67 g, 60%), m.p. 98-99 °C; IR (neat) 3276, 3264, 2116 cm (1S,1'R)-1,2-bis-(1-(Benzyloxy)prop-2-yn-1-yl))benzene 2 NaH (0.89 g, 37.1 mmol) was added to a stirred solution of 1a (2.0012 g, 12.3 mmol) in THF (50 mL) and DMF (13 mL) at 0 °C. After stirring for 30 min, benzyl bromide (9.1 mL, ρ = 1.438 gcm -3 , 76.5 mmol) was added. The mixture was allowed to reach room temperature with stirring over 12 h. The mixture was carefully quenched with H 2 O (90 mL), and extracted with EtOAc (2 x 260 mL). The organic layer was washed with brine, dried over Na 2 SO 4 , filtered, and the solvents removed under reduced pressure. The residue was purified by column chromatography, eluting with petroleum ether/EtOAc (1:1) to afford the title compound as a yellow oil (3.23 g, 82%); IR (neat) 3287, 3064, 3031, 2866, 2112, 1496 , 8.06 mmol) were added to a solution of 1b (0.501 g, 2.68 mmol) in DCM (6 mL) at 0 °C. The mixture was stirred for 2 h, quenched with water (100 mL), and extracted with DCM (50 mL). The organic layer was washed with brine (2 x 50 mL), dried over Na 2 SO 4 , filtered, and the solvent removed under reduced pressure. The crude product was purified by recrystallization using DCM-petroleum ether to yield the title compound as a colourless solid (0.63 g, 87%); IR (neat) 3278, 3266, 2127, 1738, 1369, 1218 cm 5, 134.7, 129.7, 129.1, 80.3, 75.8, 62.7, 21.0 , 5.36 mmol), and DMAP (0.0163 g, 0.13 mmol) were added to a solution of 1b (0.5032 g, 2.68 mmol) in DCM (20 mL). After 2 h the mixture was extracted with DCM (2 x 5 mL).
The combined organic layers were dried over MgSO 4 , filtered, and the solvents removed under reduced pressure. The crude product was purified by column chromatography, eluting with petroleum ether/EtOAc (1:1) to yield the title compound as an orange oil (0.687 g, 64%); IR (neat) 3289, 3063, 2124, 1724, 1257 cm 134.9, 133.4, 130.1, 129.9, 129.5, 129.5, 128.5, 80.3, 76.2, 63.5. m/z HRMS (NSI) 
1,4-bis-(Prop-2-yn-1-ol)benzene 6a/b
Ethynylmagnesium bromide solution (0.5 M in THF, 66 mL, 32.8 mmol) was added to a solution of p-phthalaldehyde (2.034 g, 15.18 mmol) in THF (75 mL). The mixture was heated to reflux for 3 h, and allowed to cool to room temperature. The reaction was quenched with saturated aqueous NH 4 Cl and the product extracted from the aqueous layer using Et 2 O. The organic layers were combined and dried over anhydrous MgSO 4 , filtered, and the solvents removed under reduced pressure. The crude product was purified using column chromatography, eluting with EtOAc/petroleum ether 40/60 (1:1) to give the desired product as mixture of diastereoisomers as an orange solid (1.916 g, 67%); m. 
